Key indicators: single-crystal X-ray study; T = 100 K; mean (C-C) = 0.002 Å; R factor = 0.032; wR factor = 0.082; data-to-parameter ratio = 69.4.
The title compound, C 8 H 13 Br 2 NO 3 , crystallizes as a nonmerohedral twin with twin law À0.6 0 0.4/0 À 1 0 /1.6 0 0.6, and the structure has a refined twin domain ratio of 0.546 (5). The structure shows a compact conformation, with the ester unit roughly coplanar with a mean plane fitted through the non-H atoms of the pyrrolidine ring [dihedral angle = 8.23 (9) ]. In the crystal, inversion dimers linked by pairs of O-HÁ Á ÁO hydrogen bonds generate an R 2 2 (12) motif.
Related literature
For details of the synthesis, see: Magnus et al. (1994) ; Salamant & Hulme (2006) . For puckering parameters, see : Cremer & Pople (1975) . For hydrogen-bonding motifs, see: Bernstein et al. (1995) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ).
Symmetry code: (i) Àx þ 1; Ày; Àz.
Data collection: APEX2 (Bruker, 2007 ); cell refinement: SAINT (Bruker, 2007) ; data reduction: SAINT and CELL_NOW (Sheldrick, 2004 ); program(s) used to solve structure: SHELXTL (Sheldrick, 2008 ); program(s) used to refine structure: SHELXTL; molecular graphics: ORTEP-3 for Windows (Farrugia, 1997) and Mercury (Macrae et al., 2008) ; software used to prepare material for publication: SHELXTL and local programs. 
Comment
We are working to develop new synthetic methodology by application of hypervalent iodine reagents (oxidation state III) in conjunction with bromotrimethylsilane (TMSBr). Specifically, iodosobenzene (Magnus et al., 1994) or iodobenzenediacetate in the presence of TMSBr promotes controlled formation of an oxidized product in one pot, derived from cyclic amides.
The transformation represents an α, β, β oxidative process, and the yield of the product, (I), was optimized by varying reaction parameters (Salamant & Hulme, 2006) . The structure of this molecule generated from one simple microwave-assisted protocol was confirmed by X-ray crystallography.
The molecular structure of (I) is shown in Fig Bernstein et al., 1995) although there is no further hydrogen bonding in the crystal structure.
Experimental
To a solution of isopropyloxypyrrolidine (0.050 g, 0.318 mmol) in anhydrous dichloromethane (1 ml) was added iodobenzene diacetate (0.410 g, 1.272 mmol). Bromotrimethylsilane (0.330 ml, 2.540 mmol) was added dropwise and the mixture irradiated with a Biotage Initiator TM for 20 min at 120°C. The red-brown solution was then dissolved in EtOAc (25 ml) and quenched with 1M Na 2 S 2 O 3 (2 × 10 ml). The organic layer was washed with 1M NaHCO 3 (2 × 20 ml), saturated Na 2 CO 3 (20 ml), brine solution (20 ml), and dried (MgSO 4 ). The solvent was evaporated in vacuo and purified by column chromatography (CHCl 3 ) to afford the α,β,β product (0.068 g, 0.207 mmol, 65%) as a white solid.
The crystal used was a two-component non-merohedral twin. The two components of the diffraction pattern were easily separated using CELL_NOW (Sheldrick, 2004) with twin law -0.6 0 0.4/0 -1 0 /1.6 0 0.6 and the structure has a refined twin scale factor of 0.546 (5). H atoms were identified from a difference Fourier map. The O-H H atom was freely refined
with O-H = 0.83 (3) Å. C-H atoms were refined with U iso (H) = 1.5U eq (C) (methyl) U iso (H) = 1.5U eq (C) (all others) with constrained C-H distances in the range 0.98-1 Å.
supplementary materials sup-2 Figures   Fig. 1 . The molecular structure of (I) with anisotropic displacement ellipsoids at the 50% probability level. 6, 43.4, 44.6, 64.9, 70.2, 77.9, 155.3 Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes.
Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger. 
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